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6210. PRIMARY CIRCULAR SUTURE OF THE ARTERIES IN INFECTED
WOUNDS (Russian text) - Sichenikov 1. A. - KHIRURGIYA 1938, 6
(98-106) Tables 1 Illus.3 ™=

-Experiments were carried out on 74 dogs; 62 experiments with administration of

antibiotics and 12 without antibiotics. Arteries were sutured mechanically in 35

cases and manually in 39. Primary circular suture in suppurating wounds gave

favourable results in the first group. Best results were obtained if surgical treat-
ment of infected wounds was carried out within 24 hr. after their infliction. The
results depend to a great extent on the rational choice of antibiotics, based on
analysis of the wound microflora, Mechanical suture has considerable advantages
in infected wounds over the manual suture, The results of these experiments make

it possible to recommend wider application of primary suture of arteries, even in
conditions with pronounced inflammation.
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Aksdeniys nsuk BOIR, Sovet po isucheniyu prolzvoditelinyhh sl

Chernayn metallurgiys {Parrous Metallurgy) Mavcov, Izd-vo AN SSSR, 1960,
215 p.  (Beries: Razvitiys profzvodivelinykh sil Vostothnoy 3ibtiri)
Rrrata alip inssrtsd. 2,000 coples printed,

R4,: G.I. Lyudogovskly, Candidate of Technical Scisnces; Bd. of Pudblishing
Bouse: G,K. Maxovskiy: Tech. El.: Ye.Y. Makuni; Editorial Boart of this
vol.:r B.8, Dvorin, 8.Y, Ovchininakiy, Candidate of Technical Sclencas,

A M, fokhvisner, Doctor of Technical Bciencen, and A A, Pedotor, Brglnear;
Bdirorinl Board of Berdes: I,P. Baritn,(Deceased), Acadeateian, Azslemy of
Bciences UBSR (Chief. B4.): M.A, Lavrent'yev, Acaiemlcian, Academy of B:lences

- UBBR; 8,1, Vol‘fxmvich; Acadenivinn, Acsdezy of Belenzes USSR; V,I, Dikushin,

Acadenicisn, Academy of Scinnces USSR; ¥.9, Nemchinor, Acadamlclan, Aasdemy of
Salentes UBSR; ¥.1, Veyts, Corrvspinding Member, Acalrsty of Scienzes USSR;
0.D. levitakiy, Corresyondirg Kesber, Asudexy of Scierces USR; §,¥, Nexyasor,
Corresponding Moxber, Acalemy of Siiencea UGSR; L.B. Pustovalov, Correstondirg
Meaber, Azsdexy of Sciences US3H; T.9. Khachaturov, Correspondirg Mrober,

Acadeny of Scleoces USGR; X.P. Rostovteay, Azadenteian, All.Urior Acwdeny of
Agricultural Bclezse; AR, Papov, Mesber, Adadezy of Bullding and A-chitecture
UBER; L, Ye. Orafov, Deputy Chatrmwan, State Planning Comaittee of the Counzil

of Rinteters RSFSR; A.D, Gashev, Merzber, State Flannirg Cozaities of the Counatl
of Xinisters RS¥SA; A,Te, Probst, Professor; V.F. Vasyutin, Profesnor; V.A,
Krotov, Profassor; P.7. Yasil'yry, Dottor of Ecoromiza; 0.I, Lyulogavsly,
Candidate of Tachnical Belenzes; P.A, Lesunov, Candidate of Geolosy and Mineralogy;
ard M0, Bhxol'nikcv, Cnndidnte of Ezoromics,

PRFOGE: This collectlon of papers is intended to furnish inforaation on tndusetrial
rescurces in Eastern Siberia and 0 provide & busla for future developoental
plarming in the £is12 of ferrous aetallurgy.

CUVERAGE: The collsciion is a sumary of tha procesiings of the Perrcus Mesallurgy
Bection of the Joint Conference of Representatives of the Azadery of S:lences
UBHA, the State Plaoning Cormission, and &b Council of Minletars RI¥SR oo the
Developrent of the Industrial Rasourcea of Zastern SBitwria, The collection deals
vith four main areas of developrect in Fastern Siteria: 1) Mineral rescurzes,

2) the fus) dase, 3) prospecta for ibe developmwnt of ferrous aetallurgy, and i)
probleas in the develotment of elactrometaliurgy. A liat of 54 117 oembers of

the Beztion vith thelr affilintiors s glvea 1n the Apprrdix. References
accompany several of the articles,
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SICHENKO, V.I..; iVANOV, B.V.,; POLYAKOV, I,I.; REZNIKOV, A,A.;
DORFMAN, G,A.; IZRAELIT, E.M,; NOTYCH, A.G.; TOFYGIN,
L.A.: CHALYY, G.Ya.; STETSENKO,Ye.Ya,; UDOVICHENKO, L.V.;
FIL1PPOV, B.S., nauchn. red.; LERNER, R.Z., nauchn, red.;
GOL'DIN, Ya.A., glav. red.; KULESHOV, M.M., red.; POLOTSK,
S.M., red,

[By.-product coks industry] Koksokhimicheskoe proizvodstvo.
Moskva, Metallurgiia, 1965, 1i7 p. (MIRA 18:7)

1. TSentralinyy nauchno-issledsvatel!skiy institut ine

formatsii i tekhniko-ekonomicheskikh issledovaniy chernoy e T
metallurgii, 2. Direktor Tdentral'nogo nauchno-issledova-

tel’skoge instituta informatsii i tekhniko--ekonomicheskikh
issledovaniy chernoy metallurgii (for Kuleshov).
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Synthesis of pseudoconhydrine. 1. Synthesis of one
isomeride of racemic 2-propyl-5-hydroxypiperidine. |-
S oamd [ Swher Collection Cieckonlor Chem
Compgggny 14, T VN e Faghahd Ocelation of
Sk S vy gunieline . wath fausng BN s i
prosen e of V0 aves 2odbvhgumolsne dents rons wingh
osalnntated 2olkvipysidines awd o paperchines can b
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It Reffuvang wah B0, 1 0
ivdsosvguineline (18 a0 891 Gy
R s betizoate, m. 3 4 50 Oadatuwm gave
2epropyl=d -pyidinedicarboxylic acel (I, m. 12
3 and  2-propyl-S-pyridone-i-carhoxvhic  acid,  n.
i

189°, Decarboxylation in boiling BCOH  gave 2.
propyi-S-pyridinecarboxylic acid, m. 120307, which was
converted via the Lt ester, h., 115 o°, hv.lnndc. U
17, agnde, wnd urethan, m. 707, ln 2-propyl-S-aminopyri- &
dine, by L34-0° (picrate, m, 1617 Diazotiration yiehlel
2epropyl-d-hydroxypyridine, m. ‘.'l 2% which was hy-
drogenated (Pt catalvet)  to J12 propyl-Shivideoss
perhine, s M ET Ohidatiom of  2epeapylipminole:
IV wathe 1 ThEy s TEeS0Y, nnd Casey, foomsad 20500
winftucirwatbovyln acnd amd not the oyrated U

[ ean b obtaned from 1Y via the sulfome wnd s pons
vichls, Tohu Howe Nott
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M
J. Gut, and F Hrabhk (Tech. Uaiv., Prague,
Chem. Listy ¢6, 51-21052).—An ether soln. (100 mi)
contg. 9.4 g, P-O.\'co"cc Clll(Clel). and
F153 g Nain 10 ml. EtOM was llo-ﬂ o stand 4 days at
foom temp . them achiited with dﬂ Nm. trested \mh
NayCOy aoln., and evs, [] pd., m. (4-3°

MeOH L suggested 1o : ( CeHCO CO.!! ov
|::~1'IJ]N' IM#I.C()XP&I.C lie Eth  wus
obtained jn 2 the Na,CO, ext.
pptd '45‘ P—‘-\\m‘(culh m. 43-5°,
kar reaction between [ . -nd Na cyauo-
acctute (from 3.3 g dthemu)lud 45 (P—O,\C.".
CU).(((\)LO,\!Q m. 183-4° (h!- N(Ol ). and 1.7 g.
P-(),\L.l(.COCIl(é\)CQMe m. 157° MeOH),
O Me and

abo obtained in 35S, yiely from EtO\l'Cll(CN
L M. Hudlick¢
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1. Chentral Chemical Research Institute, Prague,
(Chlorampheaicol)
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tine in the slde clmm and oxazolines. - lh Jigikad o fml_hﬂ,
Sicher (Caggh ghyd, v ég Prague), “CoNalian. Circha- | . .
slov. Chem. memms 40~ 84;(1953)(11: Boglish)~8ee':

C.4.49,318). VL. Steric course of the seduction of de- | .
d refated compounds.  Jifi Sicher, ;

—Mﬂmhmimhn :
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SICHER, J., FARKAS, J.

Sicher, J., Farkas, J. "Studies in the chloramphenical series.® V. Analogues containing
cnlorine in the side chain and oxazolines, n. 592 CASOPIS PHO PESTOVANI MATEMATIKY.

CZECHOSLOVAK MATHEMATICAL JOURNAL. Vol. 47, no. 4, Apr. 1953, Praha, Czechoslovakia.

S0: Monthly List of East Kuropean Accessions, LC., Vol. 3, No. 1, Jan. 1954, Uncl.
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SICHZR, J. and others

Sicher, J, and others "Studies in the chloramphenicol series.” VI. ‘The steric course of
the reduction of dehydrochloramphenicol and of related compounds. p. 565 CASOPIS PRO
PESTOVANI MATEMATIKY. CZECHOSLOYAK MATHEMATICAL JOURNAL. Vol. L7, no. 4, Apr. 1953,

Praha, Czechoslovakia

SO: Monthly List of East Xuropean Accessions, IC., Vol. 3, No. 1, Jan. 1954, Uncl.
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SICHER, J.; SVOBODa, M.; FARKAS, J.; BORM, F,
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Studies in the chloramphsnicol series. Part 7. The side meactions
in the reduction of dehydrochloramphenicol [in English with summary in
Russian], Sbor.Chakh,khim.rab. 19 no.2:317-329 Ap 5k, (MLRA 7:6)

1. Department of Organic Synthesis, Institute of Organmic Chenmistry,
Czechoslovak Akademy of Science, Prague. (Chloromycetin)
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CHUSLUYaR CHaikICAL CUstUNICATIUNS. SPORNIK CHEKHOSLOVATSKIKY

(CCLLECTION OF u:
LT TOR cer . 173 T ] T 3
RHL~ICHashIRH waBUT, Yol, 19, Mo, 3, June 1954, Praha, Czechoslovakia)

Sui konthly List of East Zuropean accessions, (keal), LC, Vol, L
No. 5, Hay 1955, Uncl,
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X of 12120 5. f:-();NCJLCOC’ ini-
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crvutg. from Cyffs wmive 13 I
COCHCLICHSA: (V)L m. | R
iy, 181 2. T o 2l dioxane greated -
St PO gave b p-ONCH.COCH- |
5 ). nr. 1347 (from dioxane). In
wannor wian prepel IF-()-:\’CJ[1C0CH(N1[AC‘,-
L on WG Chom 1tGH), i1 72% yickd Distg.
mrct, af .70 ¢ 1YL T ml wo-PrOH, and 4.08 g, A)
{is P 5 hirs, under €O, decompg. the resittue with H:O2
3 min. at $1°, evig. with EGO, diste. off the sclvent, and
ctyntg. the rsidas fuom O yishied 203 5. (84%)
eryth: e-pL3 NCALCL ("H)CLH.N: C(CHC!,).S.LJ‘H, {(VD), m.

132, The wime compid, was ohtainerd in 1995 vietd by the !
Meeswein-Ponaderd seducting of V. Iefluxing VI(1.28 g.)
in Cele (5 ml) with 1.52 g. #-MeCaHLSOC:Cl and 2 ml.
Ml 2 hirs., dilg. the mixt. with o0 mi. Et:0, filtering off -
te salt, evupg. the solvents, and adding petr. ethet to the
residue gave 0.5 aryst. vrytlzm-,‘:--l’)u‘l(f.-)I.CH(OSO:C.-
Ph.‘-h-)(i’u..’\':(_"('Hf'l~).
ieatag 35.7 gV owith 3 ¢ Al {i20-PrQ% 2 lus. with 480
b, Ceblg, decomqrg. tie residue aftee distg. off the solvent -
with 1 solu. of Mg, tactaric ackd i 100 ml - H0, heating the

L ! . Coioans 19, Tat-00

S.L"H‘. ur. 138° (from EtOH). |
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'rom lynthed of chamarulens. A
pla gsxunl synﬁ:esh of 1.4,7-gubstituted arulenes. d .
IiH Novik mnusekSo .xmd iH Sicher (Caech. Ahd

e).

ved,
i\ Communt. 19, 1204-'%1951)(&5 lish). @

of. C A 49, 9064¢.—A gencral synthesis of 1,4,74
asulenes has been worked out based on the h rog:nnt on
of a suitahly substituted ar-dihydroxybenzosuberene to the
satd. diol, oxidation of the diol to the coresponding di-
- earboxyllc acsd, and cyclization to the desired azulene
C 7 i skeleton, ne was synthesized {n this
LECH DS MeD)C TG00 aad PraCA gave 729 2,0 MeOYCubly-
- COPr (1), b1 104°; semicarbasone, m, 145% from McOH],
Refluxing 120 g. I, 61 g. MeyNHL.IICL, 35 g. (CH:O)-. and
2.5 ml. coned. HC! in 450 mi. EtOH 4 hrs. with eficlent
stirring, adding 30 g. (CH;0)., refluxing 8 more hrs,, distg,

' off most of the EtOH, stirring the cryst. residue several
times with E40, dissolving the crystals in HyO, libeniting
the bases with 400 ml. 10% NaOH, extg. the mixt. with
Et;D, concg. the ext. in tucuo to 80 ml.,.and treating the
concentrate with dry HCI gave 68 g. .,‘!-(MeO);C.H;CO—
CHEtCH;NMee. HCI (1I), m. 141° {from EtOH), and 05
recovered I, Treating 21.5 g, I in 60 ml. H:O with 40 ml,
109 NaOH, extg. the liberated buse with Et0, adding with
cooling 20 g Mel, evapg, the excess Mcl and Et,0 in tucka,
stirring the crystals with 100 mi. E{OII, treating the mixt.,

: with NuCH(CO:Ht): Jpreped, from 2.2 g Na and 15 g,
3 . CHACOEL)] tn 106 wl, FUOFL, re nuxmg the mixt. until
: -unomore MeyN escaped (8 hrs)), distg. off the FtOH, dis-
solving the Nal in 10, refusing the crude dhester 24
(\bm CHLCOCHEICILCHICE Y, with A0 ml, W
Naf 2 D aeidefving the mind. e wrhnxylating the hu
TR TN A M nul Wi the (rm[u ] -
v’ Fave K6 g, 2olEALO IO muuntn.-,
o ("fL liw e 1%, Il\ﬂn»unlunu ‘of 234y, (U i
e ik TN aer 8 . VA 1910 gt 80 909 v 'm.,

2.3+ et f.,lHﬂLHIl&H(H(OH VY gy IRV
: Cyelizing 28 g0 1V By he diug b, o .9l with: 7501 gy’

o g . :
[ RV P NIr SR, S - : I '
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-/ Stey, gucall stidies. Introductory remarks.

T
gichrr( czech. Akad. v&d, Prague),  Chemt. Listy 49, 13&' [m\ﬂ .

W Colleclion. Leechosfov.” Chem. Communs, 20, VIBG-80 Y Ydays, disd. with 506 mi; b BLO, the BuQ | -
{19556 in Engl.).—A program for the following series of evapd,, the residue distd; with Hf eiud crystd.’ The | :
papers on stereochemistry of noneyclic compounds is dis- _ tompds. of the geneml foruiala RC,HLOH)CHR'NH;CSEPA .
played, and the fundamental terras ore explained. 1. are given (R, R/, conﬁguragmn, methal of prepa., yield in
“Steric course of the acid-catalyzed eyclization of - ¥-thio- - Fo,and mop.): Me, Me, theia {In), 3,44, 80-1° (from CiH- :
benzoyl derivatives of 1,2-amino alcohols. A new stereo- i petr. ether); Me, Me, erstira (11), B, 51, 85° (from C4H-
specific reaction. !ii‘i Farkad and Jifi Sicher, Chem. | . petr. ether): Ph, Me, liréo (111}, A, ¢, B% and 30%, resp., )
Listy. 49, 1320-9; “Collechion Czechoston. Chem. Commsns. H

| 19-80° (from CyHy-petr. ether); Phe Me, erythro av), a4,
20, 1391-1401(1955)(in English).—~A new stereospecific 67, :138° Srem CiHe) [PHCSSCHYCOMH salt of c;}d}m-
reaction was found in the acid-catalyzed eyclization of N- . PhCH{OH)CHAMeNH,, m 2°1; IME, Ph, threo (1), C, |
thinbenzoyl derivs. of epimeric 1,%-amino alcs. The threo- 5-16° (from E:OH);! Me, Bh, drythiro (V3), 4, 30, ;
‘epimers give exclusively frans-2-osazolines, the eryihrp- -  OH)Y Ph, CQ,5t, fhrep (VIT), A, 46, 83405 |
epimiers yield only 20105 efs-2-oxazolines whereas the petr. ether); PH, COLEL, erpihro (VHI), 4, p1, .
sumain reaction products are frans-2-thiazolines. The start- HADH S, Oh, PR, thren (XS C, 05, 158° {fpymy - |-
ing RCH(OH JCH(NH:)R* (I) were prepd, according to the

literature.  Physical consts. are given for: Re=R'=Me,:

AT fequirey § }days For completion; ather- | :

s oSt an pdda. compd; & oxazllisic aid the priduet -

threo, w. 18-19°, w3¢ 1.4450; erythro, m. 42-3°; R=Ph, (1:1); in. 118-20°, is fscduteil) ; ytbro (X), 4, 44,
R’ =CO.LL, threo, m. 81-2°; eryfhro, m. 84°; R=R’=Ph, - 134-B° (from ErOH); cyulgle ko (X1}, 4, 77,
threo, . 126-8°; erythro, m. 163°. Hydrogenating 7 g. 1% (from 209, ECOH); M yelohtzyl, erptbro (XXII?' A,
erythrocompd. R=3e, R’=Ph in 995, EtOH (210" 48, 92° (frum CHepetr, ethiir). Cydizatioit of Ia-XI{ was
vml.) cantg. 0.29% ethanalic HC, over 0.7 g. PtQ; at 13°, "carried cut as folicws: 0004 niole In-X1l was heated with 5
extg. the alkulized mixt. with ether, and treating the ' ml. 10% HC! in BiOH ia 3 sealed ‘bt it 100° unil o
thase with excess HCL in EtOU gave 3.1 g LHCl (R = yellow color disappensad.! Tiyo thirils: the. BLOH was
Me, R’ = Cdiy) w. 180-99°. The thiobenzoyl derivs. distd. off ut 15 mm., und the wiidue Wias treated with B0,
“of the autine ales., RCH(OH)CHR!'NHCSPh, were prepd. With:IIL, V, V11, IX, und VI, ryst. RCH(OBz)CHR/NI{LCL
3 ways: method 2 0.01 mote of the amiao ale, in 10 ml, - (XIT) deposited, the mcit inlg. the correspodd-
fCol LN was heated | he. ag 1009 with 3,011 inale PhCSSCHy ing thinzoline: were af) i . ! 1

NHs, extd. with
tCOLE, the mixe. dild. with 13U 1l Er.0, the ether layer
extd. with 505 HCL with a satd. soln. of NalHCO;y, the ether
disul. off, aud the residue stirred with petr. ether and
reerystd. Method B0 A\ solu, of 0.01 mole PhSSCH,COH
L 13 b 20 NGO was added to 0.1 mole of the amine
pades o its HCEsalt, the mist. alfow ed to stand 3 hrs. at 20°, |
the thisbenzoyl deriv. filtered off and crystd.  Afethed C:,
i Zeoxieoline deriv., (.02 mole) was added to 25w, of « :
sulit of (NILLS in McQH, = ~5p. allowed to stund 10 ;- f

reaction, vield in 9, m.p.of*
)° {from BOdH-H.0); back aeyl | |
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: ’migmtirln gave threo-PhCH(OHYCHMeNIB2, m. 127°;
Vi 2, 57, 190-17 (from 500 HCY), back acyl migration gave

threa-MeCIHOHYCHPANFBz, m. 147° (from  EtOH);
CVIE: 2,41, 190-1° (from 39 (1CT); 1X: 2, 73, 210° (from
'EtOH-H:0); I gave frans-MeCH.CHMe.N:CPh.O (X1IV) .
: U

HCI' salt, 1he., G157, ot 133-4° (from BtOH-Et,0). The
yeyalization of the erythro derivs, gave RCH.CHIR N CPULS
v [
[(XIVa) (compd., time of heating, yicld in ¢, b.p, of XIVa, "
m.p. of the picratesj: 1L, [, 62, by L55-8°, 133° (from

MO ) IV, 5, 67, bag 162-7°, 141° (from EtOH): VI,
1,5, by 135407, 1440 (from MeOID); in addi., 2455 of
erythro-MeCH(OB2YCUPINILGCE, m. 180-90° (from 5%

HCL), was isoluted; VI, 5, 53, m. 6572 (from petr. ether), !
baa lTSf’. —; X, 2, 78, m. 93° (from petr. ether), —, —
‘XI, 1, 63, be.; }25-30°, 147-8° (from MeOH); XII, 1, 35.
'ho.z 130°, m. 169° (from MeOH); MeCH(OHJCHMeNH;*
Juand BzCl gave ersthro-MeCH{OH)CHAeNH Bz (XV), m, -

122": Treating 1 g, XV at 0” with 3 ml. SOCL, distg, off
, the SOCI; after standing 1 hir. at 15°, and érystg. the residue
i from LEtOH-ELO gave 0.95 g. H O salt of XIV, m. 133-4°

(fromy BtOH-E60); free base XIV, by 120%; picrate, .-

I@S" (from EtOH). Treating 7.85 g. XI in 20 mi. CiH;

with a snlx}. of 2.2 g. NaOH in 20 ml. H,O and a soln. of 7.7
'g. -BzCl in 15 ml. CeHs at 15° gave 11.2 g. erythro-
!C.H'npl[(OH)CHA!cNHH: (XVI), m. 126° (from CeHy).-
. Treating at 5° 11.2 g. XVI with 30 ml. SOCl, lettiug the soln..

stand 3 hrs. at 15°, distg. off at 15 mm. the SOCI, treating

the residue with 50 ml. H.0, neutralizing the soln. with 2055

NaOH, extg. the oxazoline deriv. with Et.0, and distg.:
,thg;;,ex';:. yielded 8.9 g trans-CGHWCH.CH M. N: C

v —

APPROVED FOR RELEASE: 03/14/2001

thgas 135-71

iesate, . V11 40ram E3OH LI Reackion
of N-acy! derizatives of 1 2-amino fhiols in
Jitl Sicher and Mitoslav Svoboda. (Cheit. L 9, 1330-5;

Collection Ceech3TTEURERT Compnd. 20.‘l§§03--8('511);':5)(iu

)

- English)—The epimeric Mhreo-: pud rr)ﬂm-'l{Cl{(Sx\c)-e o

CHR/NHCOR' (1) behave differdntly injciclic metlium,
After the formation of the commuon fntedmdttiate, o 2-
liydroxythiazolidine doeriv., the three-epinties [give exelu-
ively desive, of trans-2thlugzoling (1E4) wherisui the srythra
‘épinfers give, in addu. to cit2e
(SCORTCHR'NILICH (HIY,  Thi: Nacety? doriva. of |
give substantially lar er amts. of (131 than the: Be derivs.
fhe difer®int beluivior is ﬁ!f!liﬁiwll as folloes this forn-
tion of Ha-from trans-2-hydroxythijatoling it ant sterically
s impeded sinen the introdisction of 134 daubld bead does not
“influence the mutual distance. of Reand R @ the threa-
! epimers,
formed from the erythro-epimery, the inteatiuition of thel
* double bond results in intrensing e sterid inferaction of
(R nnd R’ which ore brought closer to each other. i
iterle fictors will, therefore, int(!j’f?i‘e;with'% ie fonmation of.
Iib, I{R* = Ph) gain, after thie fortmationiof Xa and Hb,- ¢
u conjugation of the formed double bond wi
ring.

resulting in 11Y will prevail-over the formation’of Haand Itb. ~-
- Heating a solu. of threo-PhCH(SAc)CHMeNH Bz (460 mg.} | |
in EtOH satd; with HCE'8 hrs. ag 100° inin sealed tube,,

evapg. the soln. to dryness, dilg. fwiL{:,HgO;,r.’%it;if. with ELO. & |-
and chromatographing the residpciifrer the evapn. of thel ;

L0 gave 320 ml. (benzene fraction) of Iranh;?figff. CHMe.~ .

[14 MU

heirtie solution.) D

lllzlznliyi(‘(‘lb). RCH- ¢

On the other hand. in; eft-2-hygdrokythinzoline | § .

The ©

X {he aromatic |
I {R” = Mc) do oot:have ilie posyibility of having
stch o conjugated system, and thecefére, the nett migration”
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N:CPh.S; picrate, m. 141-2° (from EtOH). Heatiog &
e

soln. of 3.13 g. erylhro-PhCH(S:\c)CHMENHBZ in EtOH-
(10 ml.) contg. HC1 8 hrs. ot 100°, filtering off 180 mg. oft
aylhm—!’hCH(SBz)ClIMzNH;.HCI, m. 190-2°  (lrom
E1OH-Et;0), evapg. the mother liquors 1o dryness, dilg.
¢ the residue with 4D, extg. the soln. with £1,0, and distg.
the ext. gave L35 g. (is-f.’.541iplwnyl-—!-mm.hyl-‘l‘ihizlzf:!inc,
, by 14575 picrale, 1. 123-4° (from EtOH). Heating 1.88
2. ll:rco—l'hCll(SAc)CﬂPth{Bz f he. at 109° with 50 ml,
WELOH satd. with HCI, disty. off the BtOl1, addivg 20 mi.
‘ (1,0, cxtg. the mixt. with B0, ovapg. ¢ solvent, amd
' chromatographing the residue gave 103 €. st
P B: eryst. mzns-2,l},S-Uiphcnyl-f.’-tl\iuzoﬂuc {fifa), . B
}'§°, giving isomorphous erystals, m. 83-9°, Heating 11.8 8.
';.erythro-PhCH(S:\c)CHPhNHB: with 200 ml, EtOH satd.
Vwith FICH 6 hrs o the steam-bath, distg, o the EtOH,
i addding 50 mi. .0 and 100wl E4O, filtering off the crys}u}.s
(168 -g.) of erythro-PRCH(SBs)CHPANH: HCL, . aup®
(frony EtOH-EtQ), extg. the mother liquor with -Et0, |
.evapg. the 1.0, and chromatographing the Teshlue gave :
.29 . crude and & g. eryst. cis isomer of (ila}, m. 84-3°.
Heating 3.3 ¢ threo-PRCH{SAL)CH(CC:E)NHBz with i
1100wl EtOH satd. with HC 8 hirs, o the steam-bath
{distg. off the EtOH, dilg. the residue with IHO, ex!gt

‘1h'g .suln. 'with Et:0-gave 2.0 g. of an ol weitiel ded on’
{boiling with perr, ethes 150 g. insol. frons-2,5- henyl-da
t carboxy-2-thiazdline, m. 137-8° ¢from CeHa), = 1.62 g.4

"sf:l.‘gmns:‘l,Q-diphwy{%-c;ubeihnxyé-thi:lzolinu IV}, ms
Vpo-6° (from” petr.’ cthier). Similar treatment of 1.05 8.
;Sr_\'{l.'rafPhCH(b.-\.q)CH(CO:E{)NHBZ gave 350 g cis
Siseer (V) of IV, ai @342 (from B0 and 1Y (from mother

APPROVED FOR RELEASE: 03/14/2001

e and 144
B

“Tiquors. ufter treatuent with petr. ether). | Keating 19 1iEY L
gave IV exclusively. IV was ohtaived by refhizisg 1 hryi &
0.52 g. threo-PaCH(SH)CH(MH }CO:EL jsith 0.3 g. PaCs! .
{(DEL):NH in. § k. CHCL, dili.-the mixty with g bt
0O and extg, 8 times with a:small vol. H:0. Heating!! .
1940 g, thres PRCH(SAC)CHPR(NHAc) i1 mi. EtOH !

- “qatd. with HCL'4 hrs. on the ‘Bteamtath give 570 mg o NS o
'lranx-‘Z-utcthyl-‘A,&di;)hctxyz-?e;hbz‘nline;IVI:), boas 382°%.10 Y ..

Similar trentment of :rylkro—l?hE}{(SAq]CHi’lxNHAc gaVE |-
94.5¢% cis isemer of VI, m. §7eRd {From peitriefher). Iufra-
“ped spactma of 1V and ¥ and of the corresgonding urazolines |
are. given.  HI. Steric conrse; ol the ‘maition of N-acyl :
iderﬁvati-.;es of '1,%-amilng dcoém!{ with! (Ij{(myl Ithloxid«;‘. L
i it Swicher and tapdaiena Plinkovd.: : Clene. sty 44,
L{" 53: Colechion Z.zuchaslarf"'*::ﬂm Cdmitinnas. 20, 1408,
- 9r 1 !{nglish).—»d,k’:-l‘s’-{:\t ylaming dedihols react \vilhi

CCt aecording to the configimption to give, cither 2-0xaz0- 1 : !

8 yine (with inversion), or & pichlero amifte {witbout invers T i

- sion). eryh’lm—?hCH(OH)CHM'&NHCOCM’LNO:-P [4}] Do
gave. after a shorct actiofi bt SOCl 2f(ginitrophenyl}+} - I

* inethyl-p-phenyl-2-oxaroline {(IE} and on jrodonged action of
SOCH by a secondary reactibi aryilro-iK R CH CICH MeNH-| - -
COCH NG - (HI). t}xrea-}’lxC:H(Ol{)CHMfNHCOCer o
" NOw-p (1V) yielded by the reaction with: SOCH 3085 threo~} :
PiC T CLCH MeNH Coly NOr (¥ and probubly 111, hydroly-: : -
. 4is of which gave 3090 threo- [!CII(OC(]C;H.NOrp)CII.%I:-“ ; : «
WHLHC(VI). T and ¥ wefe got fonmiid by secondary’. s
hydralysis of the correspindiag 2_gxainlines since these
i e condi cod fut the reaction withk?
S80Ch. ! The direct hydrolys of vie rizagtion mixt. :zfz‘ '
“the action of S0CL npon 1V yielded. n s, of erye s
and threp-unine aleohols with the ratio of fhreo o erytlizo =it - 0 .
T332, The two following corphis. erythrd- dnd threo-MeCHA Py

NER

CIA-RDP86-00513R001550420009-5"



"APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001550420009-5

TR

" normally.

cersthro-PROINCH NI (XYY m. 104-5°.

< oy
Syl g
{OICHPONHCOCHNO-p (VII, VII), aad’ irythro-
and lr'lrca—C;H,.CII(OH)CIL\IQNHC.H,NO;-; (IX, X)
vere transformed, with inversion, to frams- and cis-2-(p:
nitrophenyl)-4-phenyl- S-methyl-2-oxazetine (XI, X113, and}
runs- o cis<2-(p-nitroplienyl ) d-muthyl-Soevelobiexyl s
Seoxazoline (XL, XIV)Y, The diffetent fesuli of the reaction
of 'SOCly with IV is ascribed to the polar cficct of the Ph;
group since the eorresponding cyclolexyl deriv. X behaved !
Hydrolysis of the g-chloro amides afforded the
corresponding derivs. RCH(O.CCHNO»-p)CHR ' NH,. HCL
having the inverted configuration. The amino atcolols were |
prepd, from the appropriate isonitroso ketones by hiydro.
genation over Rauney Ni, or by the Meerwein-Ponndorf re--
duction of p-nitrobenzamido ketones during which forma-
tion of 2 2-oxazoline deriv. was abserved. The threo-cpinters

_weee obtained from the erytiro-cpimers by the reaction with}
5

SOCL followad by hydrolyeis.  The cyclohexyl derivs. were |
sprepd. from the Phoderiv. by hydrogenation over PtO;. !

er3ilro-PHCHENILICHMeOH ‘was transformed to {mu:—ﬁ-‘,

methyistyrene ovide (XIVa) {infrared spectra of cis and trans
vpoxides are given). The 2-oxazolines of cis and trans

, configuration were prepd. for identification purposes frow
. p-uitrobenzimino otliers and the amigoe alcohols.

Hydro-
genation Hf 407 g. B2CMe: NOH in 7.5 1. EtOH over 160 g,
Raney Ni at romn femp. and (2050 atm. gave 150 g,
Refiuxing
L2 g BzCHMeNHLHCE with 12 g, p-0yNCeH,COCI (XVI)
i 150 mb. Phdle 6 hrs., distg. off the PiMe, and crystg.
the residuc from EtOH gave 11 g, Bz:CHMeNHCOCH -
NO-p (XVID), m. 123170 Treating 37 g. 1ICL salt of XV
in 300 ml. H.0 with 16 g. NaOH in 200 ml. H:0 and 33 g.
XVLin 500 mi. CiHs 50 min. gave 55 g. crude and 50 g. pute .
L m. 159-00° (from FtOH). The same compd. was prepd.
by refliuxing 2.5 brs. 9 g0 XVII with 0.2 ¢ (iso-PrO%- Al and *
200wl o-PrOTE by decompg. thie residue after the e D
of the solvent with 3 mi. 0, by cevapg. the mixt. wnd

APPROVED FOR RELEASE: 03/14/2001
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“salt in B60 with dry NHa), me7{°® (front Celly).

: : '-..":’-‘i'
exty. the residue with AcOEt) i n yield ¢f 8. Dissolving !

4.8 g- Lin 15 ml. SOCl, evupp. the sodn dissofving the |
residne fn A0, BOH in the pieience 48 mb. 6.5 HC in
O, seffixine the soln. 5-Iimin., ind Hltoring withs CE
gave on coalitiy L. WCHpalt 0f 1V, m, i!_}ﬁ"»‘ 1V, (by alku- )
lization by n 3570 viekd), m. 1708 (fione 2% ELOfH).

with Et:0, evupg. the nq. solri. > dryness; Brd crystg. from ;
EtOH and Et,0) gave 0.7 g. th2eo-PACH(CHYCHMeNI, - i
HCL, . 169-70°; free bese (i -06-7% yield from the HCI-
‘ Hydre-
genation of PAC(: NOU JAc over Raney Ni gave 835, ervthre -
PhCH{NH;)CHMcOH (XVIU),: m. 85°. Heating 2.2 g. ¢
PhCHAeNH,.HCI with 2.4 g.:XVI in-d0 ml. PhMe 4+5 :

“hrs. gave 2 Bg. PECHACNH COCHNORfi (KIX), m. 156-7°. i
. XVIIL and XVI gave 8057 ersthreiPh CH(NIICOCH NOr-f1)- -

CHAMOII (XX), m. 153-6°. Tlie sume chn rd. was prepd.
by the Meerwein-Ponardorf redaiction of XX in o vield of
685, 0.0% of XII, m, 125°, was jsolated a8 a by-product.

- The reaction of XX with SOCly atid the sulsequent hydroly:

sis gave 629, af the HCI sall of 1kreo-PRCIL NHCO G
NO=pYCHMeOH (XX1), m, 20732 freebafe XXI, m, 152-4° .

. Hydrolysis of XXI gave 55% thrvo- PRCIUNIR)CH MO, |

m. 80.6-1.5°. The rrythro-configirntion of XVII was proved |

by prepg. PECH(CHMOHYNM&T, mi 476 (vield 6675) ©

and by - transforming it to XIVi. - Hydrpgenation of 10_.5 i
g- of XV.HCI in 300 nil. 9090 HIOH ojer 1 g PO, in -
the presence of 0.3 ml. 095 ELOY q‘{ 3¢ with HCIL::
(room tetup., uormal pressurel gave :

CH(OHCHMeNL, m. 83-3%(XXI). | XXIL and XVI
gave, 3% erytheo - Gy CH{OMJCHAGNILCO Coff NO-p,
nt Y83-4° (from 759 EtOH). & Similagly was prepd., by
hydrogenating the Hhréa-PLCH{QNCHMeNH. HCL, thren
Gl CH{OHICHAfe NE: {yith) 935}, ‘ni) B3—4° (from
petr. ether).  Nitrobeazoylation gave 8L of 2 erude

B
=:

conipd. contg. d_i-p-nitmbmwyfl' “deriy

R *
fluxing £.5 g. IV with 10% HCI $~10 heis., exty. the soln. -

It was treated -

CIA-RDP86-00513R001550420009-5"
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. E L L Sl : : S
T vt 14 NCE i RS days, the monsiard dety, S gk et att af e JECTAAE diatav if) by evdplii e}
i
i

was this transformed 1o the HCH waly; which siehbrd ] sk, R Ay o Ly st oy ] a
S e Cally CH(OICH I NECUG v Ocp (XL f;:i'x";»(‘;ﬁ’-;’.‘;;ifx‘}fy: st i,f’l;g‘,‘:_ffig,’ o l
m. 120-1° (from 505 1OLD.  The swne campd. - (iethad 11, or by wsing it ymetficed b Hiat) inatead of diokane g
prepd. by hieating XTI with coned. HECL by way of its Het,  {method ), Thus et prepd. the Jollowing g-cldoposcyl] -
s salt, nh 2ex1-17 (from FtOH-ELO). The reaction of the. © fanides, method of prepty, yield i T map. (Iron c."?-l.2
. p-nitrobenzoyl derivs. of the amino aleokinls was aurried vut | and R "W e, yield anib i p. of p;(),}iC‘U‘C()..C[IRCHI\'-E
"y dissolving the compd. i a it it of SUCH (1-2 mi. NI f1CH obtained by pellyxing this cliloruey) wmide; 15 hrs.,
cper 1 g of the compd.} at 18-557, by treating the npxt. o {hl: eam-bath in YA ST, A, B, 130, Phyi
after a curtain time with dce and AcOEL, by evapg. the, * Me, th a0 9%, 230% V' ey Ph: Me cr,\‘ﬂ:iu, o
AcOtt ext., and by crysty, the residue, conts. 10-15% of the . \ f‘l“"‘" 4 "e;‘;'lilxh;o-\!'c(‘l.f( 7(7»,]/.4\'(’1--[» B, a5
HCl sult of the O-acylderiv. Thus were prepd. the following ' peleny HINRTOITEL LA e B
{starting acyl derive, time of action of HOCIL: (in min.); the 166-7°, Me, Ph, thréo, 0, 198Y; ‘-lhrw-d!cCHClClIPh-;
product, mi.p., yicld, and the yield of the compurative NHCOCHNOsp, B, 49, 16677, ‘M, Ph, erythro, 8345
compd. prepd. by hieating on the stean-bath equimol. - a4 zryl}:ra-CJInCH('JCll.-i[e‘\lII'C'OC.HH\"O;-_D,- ¢, 804
ants. of the nina aleobol and Et p-uitrobenzimidate given):* 140°, Collus, Me, HArair, 55, . 19075 tireo - CebTnCH I+
1.1, IE, 77-8%, T8¢, G0 VL, 1, XI, 125°, 7755, 81900 CHMeNHCOGHNO#p, " C, T3, 1H0-175 recovetad -
VI, n0, X1, 4212, 539, 505, 1X, 10, XIII, 113-14°, 100%; niter the hydeolvsis withl- Thc EI0H. IV, Re-
BT, T80 X, 240, X1V, 191-5°, 675, 7295, Dissalving action of 2-oxazolings iwith thigatetic acid. - New: syns
1.5 g, IV an 5ol SOCHL, deenmpg. the ixt, after L min. sheses of vic-amino thiols:® M.irn;s.hq Svr)hm}‘\, Jiti Bichirg
with ive, vatg. with Gells gave 3145 ¥, 128-9° (frows Celly). -Jii§ Farkad, and Mu"nlhleu:\—m v, Chem. Lislty 49§ ¢
‘Tl mother fiquors contained 30% VI o 215° (from 1551-62; Colleclion ~.-2"uu'fgg',"£§}¢'g_,_r Commung. 20| 142673
1.0). I another expt., the roside after the evap. of 3E(1953)(in Boglish) spinerié Bokazblines of tlie general
L Colig from the oxt. (2,33 g.) was refluxed 6 hrs. with 80 ml. + formula RCH.CH REONEZCRT.Ogiagt with AcSIE (U give .
Cand 2l 88 HCL the solu. evapd. ta dryness, the residue . [ARERRE ) T !
extel, with hat Cgdla guve (0.2 g, erythio- and threa-amides, ROH(SAC)CHR! HEOR'. The i tetion is not irgenisral -
Cand undizsotved 208 g of e hren- and erythro-PRCH- andd faits with certain dirivs.  The 2-uxazolines having P&
(u‘(.‘L‘,,II.‘\'(),p)(.'II.U.:\’I!,.HCI which were transforoed by in position 5 show diffeent renctivily for the tr jrsiaud ek
- aeyl migration to g g, 5w 159 4% {from ELOH), and isomers, the latter beinig wueh; {#s reactive. cis-2-Fhenyl-
TS g VL ::r_\!l:rn-i’l!('”(U;('(}Il‘.\‘(),—p}«i'li VL NHLH, 4,5-lriluc{llylcne%-ui';uih]inc (I ¢ \minceyelopentadol) -
. 2107, was uhtainad inu ge, yield by treating it gave nornal .'i'-zz[elyl_.\{.,1;11,.:9' 3 u1:1:’n1=,;ydopux_uurlh[ql,_’
cis isosmer (XXIVY of 1D with SOCHE, decomps. the mixt.s (1), wheseas the vxaiblines d trom cis- auil rrami-
with jee amd entge with AavOk 59t of XXIV was recov-, arminocyelohexanol, it amd g fo-pheayl-4,3-1b e nethyl-
ered, m. 10T Transformation of the Sooxasotines to 3 o ‘epe-deuxezofines (I, IV feuctud withh AcSH differedtly aud;
chlotirseyd amides was elfeeted by passing ey HCEinto @ gave N-ncetyl-o-kivnody cayl-cisp Cund (rans-iz-eminceycizg
s evoted disane suspension of thie peazoling, by heating the hexanal (V, VI) which ivese trané Fmed by s of A

R ;
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TiRL Syl R
to «¢is- and’ Irans-benzoyl analogs (VII, VIII) o veand V.
The eis deriv. I gave the rormal product S—:1::e£y!~.‘v"~f
‘,bcﬂ:oyl-cis-.’.’»aminocyrlnhcmnc!lxz':;l (IX) in addn. to ¥l
} i The different beliavior is esplained by, different distortiofn”
. iof the normal cyclic conformations by the annehation with
the 5-membered oxazoline ring. This annclution makes
the C—O bond almost inaecessible in the case of iv. The
. diacylamino thiols which could not be prepd. by the above
procedure from the oxuazolines were prepd. by the reaction
of AcSH with ethylencimines. During the prepn. ©
- oxazolines from the amino aleohols by the reaction with Et,
' henzimidate, the hres cpimers showed much smonther”
" reaction course thai the erythro derivs. The 2-oxazolines
= were prepd. as follows: 0.01 mole of the amino alcohol was:
; refluxed with 0.011 mole of Et henzimidate 4-8 hre. on
i the steam-hath {in some cases -8 hrs. at 120-30°), the
! inreacted imidate wad distd. off, and the residue was
Lerystd. or subjected 1o chromatography of dista. {method
T A). crylhrn-l’hCH(OH)CUPI:NBL (1.35 ) was added to
coned. H:SO4 (20 ml.), the tixt. was allowed to stand 16
min. at room temnp., mixed with ice, the mixt. neutral-

*ized with 3055 NaOH, and the product extd. with Et:O: :

-and CeHy to give 3.02 g. of the frans-oxazoline {method By
The soln. of 0.01 mole amito aleohwl in 10 ml CHCl; was
mixed with 0.01 mole MeC(OEL): NH.HCI in 10 ml. CHCl,'
the mixt. was heated 30 min. on the steami-bath, 40 ml.
Et,0 was added, the NHCl removed, and the solo. evapd,
- to dryness (method C). Thus were prepd. the following
RCLH.CUR'.N: CR*.0{X), (R, R', R, method of preptie,
[ ISR R S

pmmmsenpeeeeppee i Sh bt e

APPROVED FOR RELEASE:

¥lelds in 7, and m T .
1B cesbh S8, given): cfr-Ph, Me,: D s
(b, T Ph, 4, B ST, S
535 (hrom decs L pelr. cther)s irilnePh, Bl Phe B 50 3,
o \Trom pete. eior), 93-4° (Frord MeOM) (Himarp] "
~iMe, ©, 85 1081 Cy 67 be’ (01" trgap-I rphous);
i Gy A0S inp ONCIH, COME e SO B
oo lfrom EI): buns-p-ONCelly, COAE, s
Do Lo5Fam cyclohexane); trasisspl, P '.riﬂc.' C, 67, :
ligroine); tra cis-Cally, Me. Phy X, 91,1 8iot o 59, i I
Ph, P[l: A’d”.;(}c'{{"' i\fe,‘ Ph, 1\,‘19‘1: by u—.:; -Shom AN : ' ' =
_was dissalved in é_zom 1437, The nmzolhie"(()'c.lm'me' '
steam hath 4ml. AcSH, the ol was §t ated o)
vacue, Cylly sfgt;;(l!l:?ném“:j given, thé: AcSH v i:tcem;g the. .
“Hit A & ed and again dvagpl, g 1, dny
Q‘f‘;gé;z;(\lqlgaé; éll!;l}{ 'z%x;z&‘ 63{1 hc:t!iiéizngj’llellfi'g; ’%nﬂafx{d':;; X‘i 1
5, 100° )¢ MHCOR are iven: i Ao po!
B hoer g 183 0° {rom f.rﬁpfb';x):Lﬁ}gﬂ:’.gff'nl;t’!
’ ut 20°, 79%: ¢fs.Dh, Th, Phy i o<PrOH): Rante, 24 hrs.
- - . b “E H l—)hl 4, ? G iy 3.
- bl o Gt dunepl, oy el A6 {rom
(rom Cutils sume, 12 hr. "9 THUZE ranl ke Gt
Bt ot A% B8 o o i) e, Gt .
renBi D cory PHCH(SCOCHCICH(COmONHC 7oA
petr, cther fan Me, 0.5, 100°, D245, 97-5’-5({;':3 OPh; L ‘ .
S g oo, Sorl e 1 o
; , 415, 167-8% s er); Grdus-Ph, | PH, Me, 4@
1950 i eis-CeHy, Me) B M D “:.’_:i,. ;
!123_7&&2?; petr. cther): cis-Me, e Ph, G100, S5 : .
om fwo-PrOf). Refluxinif 0 . T, e
B R R . m.; [ : N

Ca. 3
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AcSH 1 br. on the steam-bath gave 7.9 g U, m. 136-7°

(from CgH,). Refluxing lmm-AV—b:nzuy!-S-acr:ty!:zmiuo—,
cyclopentanethiol (1,32 g.) in 50 mb. EtOIL § brs, with 3 g.°
Al(iso-PrO);, treating the mixt. with 200 mi. 3%% tartaric’
acid, and extg. the product with AcOEt gave Q.77 3. drans-

N-benzoyl-2-cminocyclopentanethicl, m. 126-8°, Heating

-9.8 g. IV with 9.6 m). AcSH 2 hrs. on the steam-bath yielded -
8.85 g. VI, m. 169-60°. Heating 1.5 g. VI in a mixt. of |
‘dioxane and water 1:1 with 4.5 g. Ag.O, 1.5 brs. on the
steam-bath, filtering the mixt., and evapg. the filtrate gave!
JVII, m. 120-1° (from ligroine). Heating 8.03 g. ITI with;
8 ml. AcSH 2 hrs. on the stearn-bath, distg. off the AcSH,:
udding petr. ether, nud boiling the product with Ef,O gave.
sol. V, yellow necdles, m. 139-40° (from Celfe-petr, ether),

and 1.73 g. sol. trens-N-benzoyl-S-ocetyl-2-aminocyclohexane-

thiol, m. 146° Sfrom iso-PrOH).  trans-N-Acetyl-2-amino-

cyclohexanol (XI), m. 124-5° (from AcQEt), was prepd. .
by passing 10 min. CHy: CO into a soln. of 1,15 g. {rans-2--
aminocyelohexanol in 30 ml, H:0, by allowing the mixt. to:
stand 3 hrs., by evapg. the mixt., and crysts. the residue:
frum AcOEt. Xland BzCl gaye trans-N-acetyl-0-benzoyl-2- 1
aminocyclohexenol, m. 120-1° (contrary to the literature), |
Adding 1.2 ml. BzCl in 10 ml. Et:O to a cooled soln. of 1 g.1
‘eyclohexenimine (XIE) in 20 ml. Et,0 and 25 m!. 209, NaOH, H
s2pg. the EtO layer, and evapg. the solveut gave 1.5 g.}
- N-benzoyleyelohexenimine {XII), . 77-8° (from CyHq-petr.
tether). Mixing 0.3 g, XII with 0.6 nml. AcSH gave

'0.31 g. trans-N-benzoyl-S-ucetyl-2-aminocyclokexanetkiol, m.
144-5° (from CeHe-petr. ether). Treating a swln. of 1 g1
XIL iu 3 ml. CyHg with 24wl AeSIH in 3 ml. CH, and
evapg. the solvent guve 0.3 g. trans-Nacetyl-Z-amirsoyclo-.
hexanethiol, m, 120-2° (from ag. FtOH). Heating a sobr. of

1.8 g. as-2,3-diphenylethylenimine in 3 ml. AcSH 4 hrs,'
un the steam-bath, disty, the excess AcSH in vecuo, and

Lrystg. the residue from aq. ELOH guve 0.9 g. threo- 23 CHit

APPROVED FOR RELEASE: 03/14/2001

(S4c)CHPRNIL e, 1401 V.1 Syathedis and configurs
tion of both racemic g-phenyloystelnes.: Tiit Sicher, Miro :
Uav Svoliada, and Jiii Farkad, i Chem. Listy 49, 1363-74;
Collection. Czechoslov. Chews. Communs. 20, F4E0-SH{1955) .
{in_English).—Contrary to AcSH, CHCLCOSH udds tu.
;PhCH:C{COEL)NHBz (I} and . p-O:NCeHCH: C(COEL)
‘NHBz (II) and. gives I)ueo-P}JCg{(SCOC'HCl:)CH(CO:EI)_‘J, :
NHBs (IH) ami.tlmo-ﬁ—l);NC!gIﬂGH(SCOC’HC.K,)CH(C‘Ofg ;
ENNHBs, (IV), resp.  Hydrolysis of III gavis threo-PRCH= i
(SH)CH(COENHBz (V), the aidutylation of which yielded; ¢ .
{Rreo-PRCH(SAc)CH( CQLENNH I (VE). | Acidic hydrolyd |
sis of V' nod its erythrovpimey, érytk)zr—}?GC}l(SH)CHJ :

ACOEt)NHBz (VII) (see part IL above] give frand-2,54

rdiphenyl-d-carboxy-2-thigzoline - (V1I1) and "HCL salt f -

$hreo-PRCH(SHYCH( COH)NVH, {(IX). “The: same resuly, !

-was ohtained by the hydrodysis of cis- and t2ans-ethyl estes
{X, XI} of VIII.” VII was also obinined from PhCH(OEL): )
NH and HCl salts of IX 4pd erpthrd-PRCH{SHICH-, :
(COHINH; (XII). The action«f HCI in EtOH trausei
Jformed  erythro-PRCH(SACCHLOE NEH A (XY to. o
cerythro-PRCH(SH)CH( COBYNERHC} (XIV) and to 2.
{methyl-d-corbelpoxy-5-phinyl-2-thiicoline (XV). © Hydroly-
“sis of XIV, XILHCI, or XV gaye IX.HCL . XIH §s thus
{a convenient mategial for the prupn. of : bot:
tphenyleystepes IX and XIL. Heating 3.37g. : 2-phenyls’ |
5-penitrobenzylideneoxazolidone in 100 m}. BAOH and 5 ml.
‘coned. H;§Qy 2 hrs. on the stenm-hath pave 12.3 g .
II, m. 165-@Y. Heating o mixt.i'of CHCRCOSH (25 mb.), !
weith 34 gi 1 b6 hes. on the steamibath, adding B0 after.
-eoaling, and erystg. the white o 13 froini EEOH gave 24.3
‘g- HI, . 128-31°.  Similaly Hiyietded 574, 1Y, . 142-3°, Ly
Rethidng 2.2 g. 1T with' | g, {isaEBrQ ;4] i b BeO#”
‘4 hrs,, evapg. the soln. to dryne
1155 tartaric acid, and exig. th t. prédijet with ELO
1.2 V, m. 125-6° (fros dso~PrdH

7
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TIRY SItHER | . :
erythro-PACH(SCOCHCLICH(COEONHE: Zave VI wi; -~ 0 e i it v r. o
117-10°, qum(xtilzuivellv.l) Vu{'zﬁ((l)d tL);(’.)”ilx:xx ;‘:ar:e‘v"'g\ﬁt:  cutd. with HCI 4 hrs. on the steaitisbutl, SYEPE. the )lg_ s
PRCH(SAC)CH{ COBONE:, m. 126-8° (from i50-PeOH ) to dryness i saeun, add exif the m:n. with B1LO, | :

: i 55 Y N P ' cevapg. the eat, to drynes : residiie with petr.
Heating 1.55 g. X (for the prepn. see part [1) with 20 mi.. 3 . p ¢ H
b o) 0 - : ~ethdr gave 400 mg. fnsol, Hgisal. X, . 93-4%, nd
P EtOH satd. with HCI 20 brs. on the steun-bath, evapy. i L & i . 1. EtOH {sptd; |
“the soln. to dryness, dissolving the residue’ in H,Q, and Tl B XI. Refluxing 48 g ith 400 ";f ft x“:nm. f
sextg. with Et,0 gave 1.28 g. of an eii which was sepd, by Cwa e 7 ' (? . " gcr Ji ora
cextn. with petr, ether into tusol. VHI, m. J37-8° (from i ! Proil N 'l-ac:& m?{ : ti . 7801
"Calla), and 350 mg. sal. XL, w. 05-6° (from petr. echer), s 0 §,“ 1 g ?’hﬁ‘v :gaﬁf ave
:I{'Irc(g}»{ng 620 ll"gl." %}{;tr XI} }n I mi. BtOH with 150 mg, . E'D}Siw;;{wg;l 3‘]1"‘%’12(1}_{{1, b\ﬂn' s.i;l?:[ti‘f‘;ing and . |

a in 2 ml. EtOH, acidifying the solu, with HCH ¢ coaeet B X NN LT ol k0 patr. . -
extg. with EtO gave 520 mg‘yVlIbl. crmncuusl}" f<>:;;l1;;;2:§: . -ng;l\iu)at 1}38'890 (.5’{3'-" 111'\?),(1{2}; f ,f,“‘l’f;}?‘;'llé‘f},ﬁhff t:,}; o
CIf . JUINUSP  Luri + " ether). evating 2.0 g AV, £ o 10 3.
is_‘Pl{(:IlC(C()l!)\{lehh; Lurje and Gaecenko (€1, 47, 5.,;1& steam-hath g.we il’ JIXH ‘;ﬂ:i:ll);-iﬁi’l(f‘ro)i‘%li'tg!gé ;
2468¢c); Na salt of VIII, ., 202°, obtaine A < Bt;0). Simikir hydrolyst 1 . yielded .L.-l anil 60 .-,
B from X and XI; picrate of VIII, m. ’i(‘ils—t)%’ é\ff:c?nfixsgi mg. of the HCI salts of IX: : Lifesp.  Heuting 155 g. i
PrOH); HCl salt of VIIL, 1. 165-7° (from iso-PrOH-E,0). « XHI with 20 ml. & INaOF 0 min. ogx the steam-bath under G
Adding PhC(OE): NH (0.33 g.) taa soln. of 0.47 g. HCI salt . N, ncidifying the soln. with HCI to pHL 2, and crystg. the ©
of IX under N, dilg. the' mixt, after 24 hrs. with H,0, evapg. Terystals from H.O gave .08 g. erithra-PECH{SH)CI-

n vdcuo, dissolving the residue in Et.0-CoH, mixt. 1:1, ‘(COH)NHAc, m. 160°.. ?{cutmg’»l_‘ 5.5' X1 “-'.“h’l"‘ U
washing the solu. with 195 HC, evapg. the soln., and crystg. ‘Ba(OH )y in 20 ml. H,0 10:hws., removing Bu with Hi50,, -
the residue from CgH,y gave YIII.  The same gompd. was ob- _and evapg. the filtrate yielded 800 mg. $hreo-PECH(SH)-
tained from X11.  Heating 1.65 g. V with 35 ml. 1055 HCI 5 - CH(CO-H)NHA¢, m. 146" (ifrom H:0}. 'Esterification of * |
“hrs. un the steam-bath and extg. the wixt. with E4O gave the HCI salts of IX and ZXLivith HClin EtOH by refluxing 1 oo
0.35 g. VIIL, and from the aq. layer 0.17 g. 1X.HCI, m. 198- . und B hrs., resp., gave 435} thrzo-epl of X1V, n1, !48‘79 i
<9° (from EtOH-petr. ether). Similarly VIR gave 487, VIIT (irom EtOH-petr, etheg),, ead XIV, resp. IXHCEH was:
and IX.HCL. Heating 28.33 g. VIII 10 hrs, on the steam- esterified nnd aceétylate h Ae .nytx,dme to_give | ‘L
buth with 709 k. 109 HCI gave 6.6 g. YIILHCLby cther T threo-Ph CH(3: 05.57 (froms Qatly- 7
exta. B2OH (4.9 g.), 2.1 g. recovered VI y: petr. ethery. Simil V. gave \‘%57.‘/9 X‘IH, I
of the aq. layer 7.1 g. of IX.HCY, m. 105-9°, h was m. B5° (from CsHg-petr. et 3. }:"!xCH{SH)(T“((-'Or -l
transforined by esterification and benzoyiation to lirea- " Et)NHBz and XIV gave and trythro-PhCH(S8:) CH-
PRCH(SBzYCH(CO,E)NHB:, m. 181°. Heating a- sus- G)-L7, resp. VI, Con- v
spension of 13.25 g. PRCH:C.CO.S.CPh: N i 200 ml. EtOH heny ol s Stetic course O!':iho :
3 ’ i 5~ d

L, ———

APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001550420009-5"



"APPROVED FOR RELEASE; 03/14/2001 CIA-RDP86-00513R001550420009-5

hnghsh) -~The e

} PCH:CHMe (31} as
' cis- {111} and trans-5
; epimers and are

cally homogeneous. '
2 mixt. with preveili :
VoD Sail - e
e S i : 2 »u»x -‘.)a-ﬁu i

Tl and IV, Do . b ¥ ard 57% W1 y““

TS 9..1:‘103 1. s
mm. at 40 Ju\mm‘ : ta stand 18 hes.ats fgS(}‘,’?P,Q in: 850 mi.:

: .0, the
| femp., distg, off the sxcess HaOr and HLC“» H i gocuo, drye ‘hn"“‘d“”ﬁ hot B0, and the Altrate
lxng the residue (7.7 g.) by distn, with Cotiy, _ussmvu'g tze ,&;gsz) Fesidvie was d sived inoa mf

residue in 60 ml. EtQ, wg the soin. with £6 =l 10, the Bl was e%pd ‘ad £
‘ethcr solnt, countg. Ji
' mixt. 1 hr, on the ste

H:SO; in 90 mt, H.O, ity

mf' the rcndue after the evapn. @
¢ elunon 1.3 g. of an cil not further K‘eﬂl.;‘

Et30025g Y, m. 85-8°, and by ¥t0H ¢

m. 50-52°. S"mhr rmuhs were obt amea i:y

the intermediate half-fornate ¥ with NaQl.

1.5399) (6.9 g.) anl u mixt. of 31.5 8. HECO:H and 5 BF ml.
138 5% HaQOy gave m the ahove maunner a dm,.l amt. ﬁi impure |
1V and 2. 45 g. erude VI, m. 33-2°, 334
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: Pl Polarographlc-detesminution of raty of perlodate axidation: . -
- - ¥ of eplmeric opea-chain 1,2-plycold.f P. Zt ’ ! Sich LE
r ) L Krupidka, and M, Sveboda Lg,c,g;tg,,ﬁcg&i& : H{ i

) ) athrd , 1407-B(1USU =T he Tutes of fission of a sezien ' -
_ of stereofsomeric gairy of opea-chain discsondary giyeols byt 7 4
. ‘) periedic - acid- are detd, polarographically. The specifie - @ 71
o ; Jad-order rate consts, (1, mole™t see. ™) for the jsomeriel™
i © pairs {given In the order threo, erythro) in 6 X 107SM K0
i . _and BX10-4} glyeol ag. soln. at 25° are as follows: 11= 1]

. i ST phenylpropane-1,2-diol, 0.2, " 3.7; ' butane-3,3-diol, ‘0.8, 7%

* R ©4,8; hexane-3,4-diol,. 8.8, 4.4; octane4,Gdiol, 5.5, 4,954

R I . lcyclohexylpropine-1,3-diol, 5.6, 4.5; J-pheaylpropage~ | -

b e opeddiol, 1001, 4.6; . I{p-methoxyplenyl)propane-l\Z-diol, ;¢ i

0.8, 5.2; Y-phenylbitane-{,2-diol; (6.2, 4.8 f-pheayld< -
methylbutanesl,2-dlol, [11.5, 3.7; [, 2-diphenylethane-ti2%
diol, 14.2, 3.3. : The eficet of acid nnd -base catalysis (neodl ™
HNO,, HOAe, MaOAe, NaH;POq, and ‘No:HFPQ.) an thy

. rate of reactiou for the two pairs isalse given.  The cfféet
of mol. structure on the rate consts, are disy:uss&d.ﬁ B .

b1
i
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Connlry : Ozechoslovaxic G-1
cawcgory U or anto Chemistry, Thearetlenl ~rgenio

By P i

SnercleTT 19286

Author : Zymen, F.j Sicher, J.3
. oy

Incuitut. - -

Tivlec : Stereochemical Stucies,

CH(OH) .R7.
No 7, 1237-1251
ibatroet ¢ See RZhKhim, 1998, w3207.

Card: 1/3

N-TTLULYLSELIUS \=sf =7
H-tritylserine (111), l—tr:'rc.yl
ipine (IV), vhich on reaction

APPROVED FOR RELEASE: 03/14/2001
Caxd 2 1/10

iba, Jour. ! paf, opwr,~chindys No, G, 1959
Krupleka, J.3 Svcboda, M

VvII. Pericdate Oxida,tion
sy Dlastereoiscmeric Diols »f the Type R.CH{OH) J

Criz Pub., ¢ Collect. czechosl. chem. commun., 1958, 23,

—5-carbomethosyethylene-
with NH,OH.HCL gives
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TR el H Akl i b it bl

CZECHOSLCVAKIA/Organic Cfhemistry. Naturally Nccurring Substances
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hydrcamic acid (V); the latter adds HC1 with the forma-
tion of the hydrochloride of Y, -amino- ;¢ _chloropropiochy=
dvoxawic acid (VI); strongly basic anica exchange re-
sins cyclize VI to I. For compariscn purpnoses h-benzyl-
amine- (IX) and It ~benzhydrylaminoisocxazolidone-3 (x)
were synthesized from N—benzyl-z-carbomethoxyethyleneimine
(VII) and H-benzhydryl-2-carpomethoxyethyleneimire (viII)
by the same method. l—benzylethyleneimine-2—carbchy—
droxamic acid (XI) is synthesized by refluxing 87.5 gms_
of the methyl ester of 1, 2-dibromopropionic acid [féic_/
in 550 ml CgHg for 3 hrs with 71.4 gms triethylamine and
38.2 gms benzylamine, shaking the mixture with water for
12 hrs and allowing the mixture to stand with VII /T
reaning appears gar‘oleg for 48 hrs, obtained by eva-

Card : 2/10
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Abs Jour: Referat Trur-¥himiya, ¥o b, 1953, 11h6T.

perating the benzene solution with ccld-(ﬁo) hyérnxyl—
amire (p-2pared frow 49.6 gms of tke hgc:ochlor}de og )
nydroxylamine ia 250 ml CH3O0H and 24.0 gms_Na in ZSO 21
014:301{)’ in 50 ml CH;04, follcwed by eve:.poratlon to

at 20 . XI is igolated by dilution ylth water ang reu-
tralization with CHLCOCH, yield 73.6%, mPp 154-155 (from
99 alconol). For %roof of structure 0:3 gn XI is hgér:—
genated over 0.2 g Pt02 in 10 ml CH3OOH and thg preduc

;s refluxed for 3 hrs with smt (1 : 1) EC1 (acid); peper
choomatozraphy using the system phenol—water—NH ha§ es-
tablished the presence of alanine (XII) acd Talanlned
(T : 3) in the reaction mixture. PI¥ 5l gas is passed
for 30 min at 0 imto 20 gns I in 200 ml benzene, follcwec

Card : 3/10
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Avs Jour: Referat vhur-khimiya, HO L, 1953, 11457,

0.5 liter CH30H with 12.5 gms NapCO3 in 1 1iter water,
alleving to stand b days, and acidifying with 50 ml o
raU0Al in 2C0 zl alcohol; the yleld ts 735, mp 139-1kL
(dzcomp: from CH,0H) - Hydrogenation and hydroly§is of

the latror product give serire. The hydrogenation of
0.03 mo. X in 1CO ml elcohol and 1 rl CH3CQCH over

PL0» by €CO ml Hp gives 2.15 gms of the aride of N-
penzhyirylserine, =P 1ho-14i0 (frem alccho%). A mixture
o 0.03 mol II, 50 ml dry Byridine, and 2.5 ©l mesyl ckle-
ride is kept 2k hrs at 0.4, diluted with 2c0 mlnwater
and CHCl3; IIT is extracted in 90, yield, mp 128 (f_'roxg,
benzene-alconol) 0.C1 mol IT in 50 ml dioxane is miXed
with THO0H (prepared frem 1l gms WHpOH.ECL in 100 ml abs

: TG
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ibs Jour: Referat Zhur-kKhimiya, [0 L, 1958, 11k5T.

¢1,0H and 5.9 grs Ha in 80 ml CHLOH); after 3 days
thé reacticn mixture 1is diluted Wwith 100 ml water,
and neutralized with CE3COCH; further diluticn re-
sults in the formation of a precipitate (33 gms)
of H-tritylserinehydrcxamic acid, mp 1090 (CHzOH);
the product contains 1 melecule of corbined CH30H.
A mixture of 0.02 mol III, 20 ml CGHG, 1 ml CH3CH,
and 2.5 gms l-ethylpiperidine is refluxed 8 hr3,
giluted with 15 ml CHClg, washed with water, azd
evaporated; the yield of IV is 80¢;, m 130-131°
(from benzene—cyclohexane). Cr stending for 3 days
a mixture of 0.18 mol IV in 100 ml dioxane and
25.2 gms IHo0H.ACL and 12.4 gps Ma in 150 ri CH30H

: 8/10
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Author : Zurzn Petr,‘éigygz;gizii_gzupicku Josef, Svoboda
Miroslav.

Inst

Title . Stereochemical Studies. VII. Oxidotion of Diastereo-
isomeric Diols of RCH(OH)CH(OH)R' Type with Pericdate.

Orig Pub: Chem. listy, 1957, 51, No 6, 1068-1081.

Abstract: Polarographic study (see Comrunication VI, RzZhKhim,
1956, 78180) of the rate of oxidntion of nine pairs
of acyclic diols of RCH(OH)CHCHR' type with periodate
at different pH (2-7.9) and diol concentration
(6 .10°* -9. 10-1 M). Investigated were
ethylene glycol (I), threo- and erythro-isoners of

Card : 1/3
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(13tOH). Pacooll&dssgzgt ult %'33 B mhin 4}(1)0 ml, C.‘ltlfgl :
e T T T Syntheals of cts- and kept with 18 g. Me at 0° overnight, the mixt. dild, s
4 Suroochamical studies. = 'mf’;‘f“‘,;ﬂ‘“;:,o;;mj&" wibh fce HyO, the crystals filtered off, washed, and dried gives: -
frams-2-aqoacerols lchf, and JiH Slchee 28.8 g. ¢is - 2 - benzamidocyclotetradecy! methanesulfonate
snol, A Bragac)  Chom. ,;,,,{z,—m (IV), m. 148-0° (AcORY), stmuumlm obtalned: 7%
| %%1'861 -—‘-tu'ckoxenailn ¢ & soln. of 100 frans-2-benzamidocyclotetradecyl methanesulfopate, m, 129~
‘g cyd;:ut.radeanolthe oxime in 11. EtOH over Aldﬂm': "3~0>‘A'-;" 'iéd%*&:mmmldocydopmm“}d methanesuifo-
icatalyst gives Zlfﬁcoté tt:lx-}i;rtcbu!l{il)l?c)ﬁlgﬁ::g@;?‘ h m. Saui m.‘:‘lﬁl()—l".1 'andgol.b% !lroa”njézo-bu!:{nmiidocyclo enta-
{Biob ), Botlng 18 bey & san. of IEO'E wamed 3o oF %005 crude IV sud 20 . muiyd ASOR I L0
.PhenyH.Modccamezhélme-Al—ouwllne 230 mi. ~'~0§_, BtOH to 95° In a glasssutoclave, distg. the EtOH, and extg.
e hosanal (D m: 10826~ (petr, Siher): BCI wit, m.. dodimmethylene- At omsaline, bua s 100,500, 423"
te ecano , M. . 4 Syl X e, Do.gou , m,
215-16° (EtOH-E,0). _ Similarly ls obtalned cls Zamine:. '(petr. ether); picrate, m, 156-60° (BtOH), Analogoudly |
sl el b den D o R e L
isalt, m. . - . S : X8 , MW, petr. ether , O, ° SRR
- tadecanol, obmin:dﬁn%%ykm'mm"“’“‘z‘ heny ‘4‘5‘““j. 'OH)}; $5.8% trons-2-phen lé,bougdu:amethylcne-m-axs-

- decamethylene-A%-oxazoline, m. 93-3.5° f»etr ether); ~ zoline, bega 180~80°, m, 47-8° (petr, ether) [picrate, m.
HCi nlt.};n. 102-3° (BtOH-E0). Adding 16.0 g. NaOH - i149-50° (‘i&eon)l 9& ) o

. , aud 01.6% ¢i1-2-phenyl-4,b-trideca<
}in 250 mi, H,O to a soln, of 18,2 g. I in 500 ml. Ech in;;«it i methylene-A%-oxazoline, by 105-202°, m. 63.6-9° (petr.
‘then 14.8 g. BzCl portionwlse with atirring and cooling "ether); plerate, m. 138.5-7° c&ljeﬂﬂ). When the N-gcyl
gives 25.7 g. cis-2-benzamidocyclotetrudecanol (III), "2‘: iderivs. of the above aminoc ols are subjected to acyl-
183-4° (EtOH). Similarly are obtained: 88.5% irans- - migration (N — O) by dissofving 150 mg. of the compd. in 4
. benzamidocyclotetradecanol, m. 170-1 (EtQH), 90%3! ml. dioxane satd. in the cold with HCl, the mixt, kept at
 ¢43-2-benzamidocyclopentadecanol, m. 142-2.5 (Me;COﬁ)u. :room temp. overnight, dild. with § ml. dry Et,0 and al-
i83% trons-2-benzamldocyclopentadecanol, m. lggd'aa lowed to stand overnight, the soln. contg. the cis isomers
‘(MeCO-EtOH). Acylation according ¢» the method de- ; remains unchanged, whereas the trans isomers yield cryst.
.scribed in C.A. 53, 1185, yieldas cis-2-{ p-nitrobenzamido)- ‘HCI salts of the following compdi.: . trans-2-benzoyloxy-
;cyclotetradecanol, m. 184.5-5.0 (EtOIrz){ trons-2-( p-nitro- cyclotetradecylamine, m. 171-3°, frans-2-{p-nitrobenzoyi:
' benzamido)cyclotetradecanol, m. 192-3 E’OH)‘; cis-2-(p- . oxy Jeyclotetradecylamine, m. 173-5°, frans-2-benzoyloxy-
nitrobenzamida)eyclopentadecanol, m. 162.5-3.56° (EtOH),

- eyclopentadecylamine, m. 108.6-7°, nnd trans-2-{p-nitro-
3bgnzoyloxy)cyclopunmde_cylnmine. m, 179-81°
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©“Sfereochamical studies. xvg,l V11, Dissoclation constants

of cyclohexanecarboxylic ‘acids7and cyclohexylamines and
conformational eqﬁﬁ%ﬁ. . Tichy. J. !onﬁ. and J.._

Sicher (Csl, akad. vid, Prague), Collection ‘ecchoslov.

“Chem - Communs. 24, 3434-41(1069); cf. C.A.53, 21161¢.—
“The fz3= energy difference between the axial and equatorinl
form was found to be 1.6 £ 0.3 keal. for the free, and 2.2 +
0.3 keal. for the ionized carboxyl group in the following
acids: eyclohexanecarboxylic (1), cis- and trans-4-methyl-
cyclohexanecarboxylic (11, 1), cis-, and trans-3-leri-butyl-
‘c’:yclohexnnccarboxylic (Iv, V), and cis- and Jrans-4-fert-
butyleyclohexanecarboxylic (V1, VII), The calcns, were
made on the basis of measurements of he dissocn. consts. in
_80% Mcthy! Cellosolve using 1V, V, VI, and VII as ‘oxial
and equatorial standards.’”’ Similar, though not so con-
clusive, data were collected from cyclohexylamines: cyclo-
“hexyl (VIID), cis- and {rans-+-methylcyclohexyl (X, X),
‘and ¢is- and trans-d-fert-butylcyclohexyl (X1, X1I). I, {rom

*45% and atm. pressure afforded II, by 130.0°, m, 28~ 5
."jhl\feaCC.H.Ac (78 g.) added with stirring at 60° to &
'NgOBr soln. prepd. from 144 g, NaOH and 270 g. Brin 1200

A
e
¥ Tept at 93° for

4nl. H;O, the temp. allowed to rise to 957,
.30 min., the mixt. dild. with H;0, extd. wi
b'c/._»i'ith S0;, aciditied with HC}, and the product filtered :md°
L ierystd, gave 62 g. (80%) Me,CCH.CO:H, m. 1685-8
J]' ‘(ligroine). This 510 g.) hy rogenated over PtO; in AcOH
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[CO; and CgHuMgBr, m. 31-2° (petr. ether ot ~50')..
“Hydrogenation of H-MeCHLCOH in AcOH sovcr oné) at;
m e
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successively); Me ester (from VI and CH,N:) by 102-3°, n%?
1.4657. Combined mother liquors from the crystn. of VI
evapd. to dryness, dissolved in 60 mi. (CHiOH ), refluxed

gave 3.2 g, VI, m. 117.5-18° {from EtOH, C.H,, and AcOEt, j e
Tl

7 hrs. with 20 g. KOH, the mixt. dild. ith 230 ml. H:0, oo ¢ /'5-'
g e mix wi m 2 :,h:} ‘{b.ﬁfb‘

acidified with HCl, and the seg)d. product crystd. from
CeHy gave 3.4 g, VII, . 175.5-6°, Hydrogenation of 40 g.
p-AcNHCHMe in 100 ml. AcOH over 4 g. PtO; at 5%,
.distn. of the product ut 105-9° at 0.4 mm,, and crysto.
(3 from cyclohexane, 2 from CsHe) gave 2.3 g. Neaceivt
deriv. of X, m. 140.5-1%; refluxing with HCI afforded (& '
X, b. 145-6°, n¥ 1.4500; HCI salt m, 2G0.5-1.5° (E10Qil~
Me,CO); Bz deriv. m. 180-0.5° (aq. EtOHl), From the
mother liquors, after the crysti. of X, 2.5 g. N-avetyi deriv,
of IX, m. 08.6-9.5° (cyclohesane and Cstla) was obtained,
Hydrolysis gave IX, b, 148-7°, n¥} pAG%E; HCE suls m
033-4° (EtOH-MeCO): Bz deriv, m. 136-0.5° (1108,
VI (2.26 g.) in 30 ml, coned. H;S0. and 15 ml CHCY,
treated at 40-5° during 30 min. with 2.7 g. NaNy with
‘stirring, heated for 30 mnin. ut £0°, the mixt. poured ou ice,
the aq. layer extd. with Et0, wlkalized with KOH, the
liberated base extd. with Ht:0, 'and the ext. dried (MgSO4)
and distd. gave 1.4 g. (73.7%) XL, bn 76-8°, n3f 1.4670;
HCl salt m, 280-1° (H;0); Lz deriv. . 157-7.5° (F1OH).
Similarly VII was comiirléd"(’(TSO.'S%"XH._’Ui'77—‘8“:'?6"{3"
1.4648; HCI salt m. 311-12° (EtOH); Bz deriv. m. 180~
0.5° (Me;CO). The dissaen, consts. in 80CH Ae cellosolve
at 20° (pK.') for I through XII were: 7.43, 7.06, 742, TAY
7.08, 7.01, 743, 0.51, 9.44, 9,50, 9.24, 0.50. i
M. Hudrky=R
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 SICHER, J.: BAJSNER, M.; RUDINGER, J.; ECKSTHIN, M.; SORM, F,

Amino acids and peptides. XXVIII, Synthesis of threo- and erythro-

dl-¢f, »diamincnf.?shydrorybutyric acid (r-aminothreonine and y~amino-

allothreonine). In English. Coll.Cs.Chem, 24 no,11:3719-3729 ¥ '59,
"(BEAI 9:5)

1, Department of Organic Synthesis, Institut of Chemistry, Czechos-

lovak Academy of Sclence, Prague. 2. On leave of absence from the Medi-

cal Academy, Krakow, Poland (for Bckstein). -

(Amino acids) (Peptides) (Allothrecnine) (Amino group)
(Threonine)
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1, Institute of Organic Chemistry and Biochemistry, Czechoslovak
Academy of Science, Prague.

(Stereochemistry) (Cycloheptanedicarboxylic acid)
(Cyclolctanediacarboxylic acid.
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SICHER, J,; SIPOS, P.; TICHY, M,

Stereochemical studies, XIX, Conformational studies on the 2-amino-
/-t~butyleyclohexanols; synthesis of the four stereoisomers. Coll
Cz Chem 26 no.3:8,7-866 Mr 61, (ERAT 10:9)

1. Institute of Organic Chemistry and Biochemistry, Czechoslovak
Academy of Science, Prague.

(Aminobutylcyclohexanol)
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MARES, F.; ROCEK, J,; SICHER, J,

The chromic acid oxidation of cycloparaffins; correlation between
reactivity and thermochemical strain, and notes on reaction mechanism.
Col1l Cz Chem 26 no,9:2355-2369 '61.

1, Institute of Organic Chemistry and Biochemistry, Czechoslovak
Academy of Sciences, Prague.

(Chromic acid) (Cycloalkanes)
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SICHER, J.; ZAVADA, J.; SVOBODA, M.

Stereochemical studies, Part 22: Bromine addition to medium rimg
Xyc}gglefins ; & transannvlar reaction, @edl Cz Chem 27 no.8:1927=1938
g .
1. Institute of Organic Chemistry and Biochemistry, Czechoslovak
Academy of Sciences, Prague,
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Chromic Acid Oxidation.”
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) Stereochemical studies. Pt. 25. Coll Gz Chen 28 no.l:72-8l Ja '€3,
1. Institute of Organic Chemistry and Biochemistry, Czechoslovak
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"Ferrite Storage for the EESY Computer"” 1957.

publ. by Inst. Exact Mechenics and Computing Techniques. Acad. Sci. USSE
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KARCHEMSKIY, M.Yu,;kand.tekhn.nauk; SICHEVCY, A.l., inzh.

Preparing prestressed floors with wire-mesh reinforcement

i  Bet. i zhel.-bet. no.4:175-177 Ap '61.
in Dnepropetrovsk zhe (MTr 15:6)

(Prestressed concrete)
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GRECHKIN, N,A.; SICHEVOY, A.P.; BREZHNEV, L.A.
e some wMwi‘ the 120 mill at the Dzerzhinskii Plant.
e (MIRA 17:9)

Redegigning some uni
Met, i gornorud, prom. no., 2:36 Mr-Ap 164,
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NEFEDOV, A.A.; BREZHNEV, L.A.; SICHEVOY, A.P.; BYSTRIKOV, O.P.;
MIL'MAN, Ye.A.

S > helical rolling.
Studying the deformation of metal transverae :
Stal' 24 no.53429-432 My '64. (MIRA 17:12)

1. Dneprodzerzhinskiy metallurgicheskiy zavod-vtuz 1
Dneprovskiy metallurgicneskiy zavod im. Dzerzhinskogo.
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MATOTSKIY, .M.y SAVINTSEV, Rolse MILYMAN, YeoA.
T roiling and the application of round periodic

i (MIRA 1834)

im,proiave 7 no.ieli F 165
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e n . BRTIR. VLT
LAZAREEKC, N.1.;_SICHEVCY, A.P.; BELIK, ¥.%.5

GHECHEIN, N.A.;
BEEZHNEY, L.A.

. ddition elloys by electric
Inoculating roiling mill “ith add: .77-78 Mr-Ap '05.

3 AN
spurks. Met. i gornorud. prom. no (MIRA 18:5)
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5 JOHEVOY, baPe; GAVR TLETS, A.B.y HIEZ HREY

p melte

R " : ho bl
Int=oducing the nparabtvi of bha 40-20 mill Por rolling balls
f MRV I ~ s T L §
Met, 1 goranrud, prome n0,3:80-81 My-Je '65,

(WMIRA 18til)

b e 1 i

i RPN 55 S R A £ SRR Pt
1§ 1E0E BIETT A “2 5 T i

APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001550420009-5"




"APPROVED FOR RELEASE: 03/14/2001 CIA-RDP86-00513R001550420009-5

R RIS KR B B ARy | EU T o F T IR RIS S A3 M IRGARIEN R IR RN T RIS LK R R

SICHEVOY, P.S.

-

Method and apparatus for determining cossette quality. Sakh,.prom,
29 no.6:23-25 '55. (MLRA 9:1)
(Sugar industry)
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_ SICHEVOL) Fadsun -
Improving cossette quality by redesigning best slicer lmitres.
Sakh.prom.30 no.2:17-23 F '56. (MIRA 9:7)

1.MTIPP
(Sngar industry--Bquipment and supplies)
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SICHEVOY, P,S.

Wﬁmmm
Theory of slicing high-quality sugar-beet cossettes, Sakh.prom.30 no.§:
37-41 Je '56. (MLBA 9:9)

1.Moskovskly tekhnologicheskly institut pishchevoy promyshlennosti.
(Sugar industry)
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SICHEVOY, P.S.

Quality criterion for cossettes with rectangular croes section,

Sakh. prom. 31 no.2:53-56 P '57. (MLRA 10:4)
1., Moskovskiy tekhnologicheskiy imstitut pishchevoy promyshlennosti.
(Sugar beets)
1 o4 g s meTaye ek pyce et 1 s e g e e vt slaniidih il g
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Nev method for checking the quality of beet cossettes, Iakh, prom,
32 no,3:30-32 Mr '58,

1. Moskovsiiy tekhnologisheskly institut pishchevoy promyshlennosti,
) (Sugar beets)

(MIRA 11:5)
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